A spectrophotometric method for the determination of chlorine,bromine or iodine ion by using1,5-bis(6-methy1-4-pyrimidyl)carbazone has been established.The ranges of determination were0. 355-3.55ppm of Cl-,0.799-7.99ppm of Br and1.27-12.7ppm of F.The proposed method could be applied to the analyses of various halogen-containing organic compounds, including sulfur-containing compounds.Eleven commercial pharmaceutical preparations gave precision(R.S.D.)values in the range of0.2%to5.6%(replicate analysis),when they were processed by the oxygen flask combustion method.
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In the previous paper,1)a new spectrophotometric method was reported for the determination of small amounts of chlorine ion by using1,5-bis(6-methy1-4-pyrimidyl)carbazone(MPC).The method(MPC method)is based on the reduction of the absorbance of silver-MPC complex at530nm after the reaction of chlorine ion with the complex to form AgC1in1M ethanolic acetic acid solution in the presence of an appropriate surfactant.
As the MPC method is principally based on the reactions between halogen and silver ions,the method could be applicable for the determination of bromine-or iodine-containing substances as well.However,there are some practical problems to be solved for this purpose. Firstly,sulfate ion produced by the combustion of sulfur compounds interfered with the colorimetric reaction.Secondly,the addition of a large amount of hydrazine hydrate to the absorbing liquid was found to be undesirable for the measurement of absorbance.The purpose of this study was to overcome these problems and to apply the modified MPC method to the determination of various pharmaceutical preparations such as powder,tablets and capsules which contain bromine,iodine or chlorine. It is concluded from the above results that the MPC method is particularly useful for the determination of halogen-containing parent drugs in pharmaceutical preparations provided that:i)the ingredients and their approximate proportions are known;ii)they contain no halogen-containing substances other than the parent drugs. In the case of halogenide(chloride, bromide or iodide),which also reacts with Ag-PC, the content of inorganic halogens should be quantitated prior to the oxygen flask combustion process.
The MPC method presented here is a clean one as compared with conventional spectrophotometric methods using toxic mercuric compounds,3)and is also a simple one,as the oxygen flask combustion process significantly simplified the pretreatment of samples to remove diluents such as starch and lactose, and other ingredien ts .
